• Syntheses of 1,3,5-triethynylbenzene, 1, 2, 6, H 3 7, NMR spectra of 3, 4, H 3 5, K 3 5, K 3 7, 8, 9.
Materials

1,3,5-Tris(trimethylsilylethynyl)benzene.
A mixture of CuI (182 mg, 0.954 mmol), PdCl 2 (PPh 3 ) 2 (670 mg, 0.954 mmol), 1,3,5-tribromobenzene (10.0 g, 31.8 mmol), and trimethylsilylacetylene (12.5 mL, 127 mmol) in Et 3 N (175 mL) was stirred at 65 °C for 16 h. Hexane was added to the reaction mixture, and subjected to short path column chromatography on silica gel.
After evaporation of solvent, the residue was subjected to column chromatography on silica gel eluted with hexane to give 1,3,5-tris (trimethylsilylethynyl) δ 134.8, 123.6, 103.1, 95 .6, −0.0.
1,3,5-Triethynylbenzene.
A mixture of 1,3,5-tris(trimethylsilylethynyl)benzene (10.3 g, 27.8 mmol), THF (120 mL), MeOH (35 mL), and K 2 CO 3 (461 mg, 3.34 mmol) in H 2 O (7 mL) was stirred at room temperature for 6 h and then H 2 O was added to the reaction mixture. After evaporation of organic solvents, the aqueous residue was extracted with CH 2 Cl 2 . The organic layer was washed with H 2 O and brine and dried over Na 2 SO 4 to give 1,3,5-triethynylbenzene (4.18 g, 99.5% yield) as a white solid. 1 H NMR (270 MHz, CDCl 3 ) δ 7.56 (s, 3H), 3.10 (s, 3H); 13 C NMR (67.5 MHz, CDCl 3 ) δ 135.4, 122.7, 81.5, 78 .5. , and THF (50 mL) in Et 3 N (15 mL) was stirred at 50 °C for 6 h. The reaction mixture was concentrated and extracted with CH 2 Cl 2 . The organic layer was washed with H 2 O and subjected to column chromatography on silica gel eluted with CH 2 Cl 2 to give 1 (2.90 g, 96.0% yield) as a white solid.
1,3,5-Tris(4-cyanophenylethynyl)benzene (1)
.
6H);
13 C NMR (67.5 MHz, CDCl 3 ) δ 134.7, 132.0, 127.1, 123.3, 118.1, 112.0, 91.2, 89.1; IR (KBr) 2227, 1603, 1499, 835 cm −1 . 165.8, 134.4, 131.5, 130.2, 129.4, 127.0, 123.7, 90.2, 90.0, 61.2, 14 .4.
1,3,5-tris(4-pyridylethynyl)benzene (2)
1,3,5-tris(4-carboxyphenylethynyl)benzene (H 3 7)
. A mixture of 6 (3.50 g, 5.89 mmol), KOH (11.5 g, 177 mmol) in H 2 O (100 mL), and THF (240 mL) was stirred at refluxing temperature for 15 h.
After evaporation of THF, the aqueous residue was acidified with 2 M HCl and extracted with EtOAc. followed by layering EtOH (30 mL). The mixture was allowed to stand for 5 d at room temperature.
The mixture was heated to refluxing temperature for 5 h and then slowly cooled to room temperature. A yellow precipitate was collected by filtration and evacuated at 80 °C for 12 h (99.2 mg, 94.9% yield). 0.472 mmol) in benzene (10 mL) was carefully layered on top of the 2 solution, followed by layering benzene (30 mL). The mixture was allowed to stand for 5 d at room temperature. The mixture was heated to refluxing temperature for 5 h and then slowly cooled to room temperature. A white precipitate was collected by filtration and evacuated at 80 °C for 12 h (276 mg, 100% yield). 
Preparation of 2·1.67Ni(NO
Preparation of 2·1.5AcOAg (2g
------------------------------------------------------------------------------------------------------------------synthesis elemental analysis (%), found (calcd) -----------------------------------------------------------------------------------------------------------------
-------------------------------------------------------------------------------------------------------------------
Metal concentration analyses were performed by inductively coupled plasma (ICP). Table S2 . Surface Parameters of the Complexes, Carbonised Samples and Acid-Washed Carbons.
- -
All the samples were treated at a heating rate of 5 °C min 
